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AB The title compds. I [R1 = alkyl; X, Y = halo] are prepared by reaction of hydrazone derivs. II [X, Y = halo; R1, R = 
alkyl] with cyanobenzoic acid esters, followed by reduction Thus, reaction of II [R1 = R = methyl; X = CI; Y = F] 
with Me 4-cyanobenzoate in the presence of ferric chloride in chlorobenzene, followed by reduction of the product 
by NaBH4 in butanol at 50°, gave 97.4% I [X = CI; Y = F; R1 = methyl]. 
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RL: RCT (Reactant); RACT (Reactant or reagent) 

(preparation of triazole derivs. as intermediates for insecticides) 

Specific compounds CAS has indexed in the CAS Registry from this patent publication: 

L1 55 4 ANSWERS REGISTRY COPYRIGHT 2007 ACS on STN 

IN Benzoic acid, 4-[5-(2-chloro-6-fluorophenyl)-4-methyl-4H-1 ,2,4-triazol-3- 

yl]-, methyl ester (9CI) 
MF C17H13CIFN3 02 



o 




"PROPERTY DATA AVAILABLE IN THE 'PROP' FORMAT** 

L1 55 4 ANSWERS REGISTRY COPYRIGHT 2007 ACS on STN 
IN Benzoic acid, 4-cyano-, methyl ester 
MF C9 H7 N 02 
CI COM 



o 




PROPERTY DATA AVAILABLE IN THE 'PROP' FORMAT 



L1 55 4 ANSWERS REGISTRY COPYRIGHT 2007 ACS on STN 

IN Methanesulfonic acid, [chloro(2-chloro-6-fluorophenyl)methylene]methylhydr 

azide (9CI) 
MF C9 H9 CI2 F N2 02 S 
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IN Benzenemethanol, 4-[5-(2-chloro-6-fluorophenyl)-4-methyl-4H-1 ,2,4-triazol- 

3-yl]- (9CI) 
MF C16H13CIFN3 0 
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AB JP 08012657 A UPAB: 20050511 

Preparation of hydroxy-methyl-phenyl-triazole derivs. of formula (IV) comprises: (a) reacting hydrazone derivs. of 
formula (I) with cyano benzoic acid esters of formula (II) in the presence of FeCI3; and (b) reducing the 
alkoxy-carbonyl-phenyl-triazole derivs. of formula (III) which are formed. X and Y = halogen; and R1-R3 = lower 
alkyl. 

USE - (III) and (IV) are useful as intermediates for insecticides and miticides. 
ADVANTAGE - (IV) are easily prepared in a high yield. 

FS CPI 

MC CPI: C07-D13 
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27/125, 27/138, C07B 61/00 
Prepn. of hydroxymethyl-phenyl-triazole derivs. - from hydrazone 
derivs. and cyano-benzoic acid ester(s), via new alkoxy-carbonyl- 
phenyl-triazole derivs., useful as intermediates for insecticides and 
miticides 
C96-035386 


C(7-D13) .1 1 


CN \ / ° ° R 2 

IJP08012657-A+ 


Prepn. of hydroxy-methyl-phenyl-triazole derivs. of formula (IV) 
comprises: 

(a) reacting hydrazone derivs. of formula (I) with cyano benzoic acid 
esters of formula (II) in the presence of FeCb; and 

(b) reducing the alkoxy-carbonyl-phenyl-triazole derivs. of formula 
(III) which are formed. 

X and Y = halogen; and 
Ri-R 3 = lower alkyl. 




X N N 

<^Y^ (HI) 

^ : ^ :i>xX ^Y ^ :> ^^C O R 0 

II 2 
0 

X N N 

AAA^ (IV) 

^^^Y ^^^^CH 2 — OH 


Also claimed are: 

(i) cpds. of formula (III); and 

(ii) step (a) above per se. 

USE 

(III) and (IV) are useful as intermediates for insecticides and 
miticides. 

ADVANTAGE 

(IV) are easily prepd. in a high yield. 

SPECIFIC COMPOUNDS 

8 Examples of (III) are given, e.g.: 3-(2-chloro-6-fluorophenyl)-5- 
(4-methoxycarbonylphenyl)- 1 -methyl- 1H- 1 ,2,4-triazole; 
3-(2,6-dichlorophenyl)-5-(4-ethoxycarbonylphenyl)-l-methyl-lH- 
1,2,4-triazole; and 

3-(2,6-dibromophenyl)-5-(4-isopropoxycarbonylphenyl)-l-methyl-lH- 
1,2,4-triazole. 

REACTION CONDITIONS 

80-120 (pref. 95-105) mol.% of (II) is reacted with (I) in the 
presence of 10-200 (pref. 50-120) mol.% of FeCl 3 at 90-180 (pref. 

|JP 08012657-A+/1 
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110-140) °Cfor 5-10 hrs.. 

Redn. of (III) is carried out in the presence of 90-500 (pref. 120- 
300) mol.% of e.g. NaBH 4 , LiAlH 4 at 20-80 (pref. 40-60) °C for 24- 
36 hrs.. 

EXAMPLE 

20 g Chlorobenzene, 8.2 g methyl 4-cyanobenzoate and 8.3 g 
FeCl 3 were stirred and heated to 120 °C. To this was added dropwise 
a soln. of 15.1 g N-methyl-N-methanesulphonyl-2-chloro-6- 
fluorobenzohydrazonoyl chloride dissolved in 20 ml chlorobenzene at 
120 °C and reacted for 6-8 hrs.. The reaction soln. was poured into 
water, extracted, washed, dried, concentrated and recrystallised to 
give 10.5 g pale yellowish crystal of 3-(2-chloro-6-fluorophenyl)-5-(4- 
methoxycarbonylphenyl)-5-methyl-lH-l,2,4-triazole (yield 60.9%, 
purity 99.6%, m.pt. 1 16-1 18.5 °C). (STUB) 
(6pp078DwgNo.0/0) 
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